The title compound has been synthesised by Dieckmann cyclisation of 2-ethoxycarbonyIethyl l-ethoxycarbonyl-2-propylmethylamine, followed by reduction and dehydration.
1 Organic Reactions 15,1 [1967] .
Treatment of the hydrochloride of 3 a with sodium hydroxide solution generated the original mixture of diastereomers.
Attempted Dieckmann cyclisation of 2 gave scarcely any keto-ester product, as expected from previous attempts to cyclise such secondary aminoesters 2. The reason for the failure of this reaction is unknown, and is to be investigated. An attempt was made to protect 2 as its trimethylsilyl deriva tive, but this was only partially successful as evi denced by the low yield of cyclised product. This enolic product was recrystallised from ethanol to give a single diastereomer of 5-ethoxycarbonyl-2-methylpiperid-4-on ( 4 ) . This was converted to 5-ethoxycarbonyl-2-methylpyrid-4-one (7) by dehydro genation with palladium on charcoal. Preparation of the corresponding methyl ester has been pre viously described 3, and the present route offers no improvement due to the low yield in the cyclisation step.
The mixture of hydrochlorides of 3 was con verted to 5-ethoxycarbonyl-l,2-dim ethyl-l,2,3,6-tetrahydropyridine (6 ) by the follow ing procedure. 
-E th o x y c a rb o n y le th y l 1 -e th o x yc a rb o n y l--p ro p ylm e th y la m in e ()
Ethyl
-E th o x yc a rb o n y l-2 -m eth y lp ip e rid -4 -o n e (4)
The amine 2 with pyridine (1 mole) and trimethylsilyl chloride (2 moles) was refluxed in toluene solution for 18 hours. The solution was decanted from pyridine hydrochloride, and evaporated to remove excess pyri dine. The Dieckmann cyclisation was then carried out as described above. The yield of enolic product was 17% of a crude gum. Crystallisation from ethanol gave the k eto -este r 4, prisms m.p. 118 -119°. 
m/e 185 (M®, 33), 138 (100%). %ax (nujol) 1670 (s, H-bonded ester CO), 1610
(m, C = C). The n.m.r. spectrum was difficult to ana lyse due to superpositions, but there appeared to be only one kind of ester resonance.
1,2 -D im eth y lp ip e rid -4 -o n e 6 (5)
The mixture of hydrochlorides of 3 (10 g) was re fluxed with hydrochloric acid (20%, 20 ml) for 4 hours, the solution made basic with Na2C 03 soln., extracted with ether and the extract distilled to give the (3 H, t, 7 = 7 Hz, COOCH.,CH3) , 9.00 (3 H, d, 7 = 6 Hz, CH-CH3) .
5-Ethoxycarbonyl-2-methylpyrid-4-one (7)
The keto-ester (4) (0.40 g) in xylene (50 ml) with I wish to thank Sidney Sussex College, Cambridge, for the award of a Fellowship.
